10a
2 '' 3.37, 3.04 1H each, d, 16.4 3.44, 3.29 1H each, d, 16.0 3.62, 3.29 1H each, d, 16 Comparison of 13 C NMR data for halichonadin Q (1) with those for 7 and 10a 
Methyl 2-(allyl(2-(tert-butylamino)-2-oxoethyl)amino)acetate (13)
A solution of N-allyl glycine 11 (24 g, 168 mmol) dissolved in 3 M HCl (111 mL) was heated at 80 °C for 20 h, and concentrated under reduced pressure. The resulting solid was suspended in toluene (ca. 30 mL), and the solvent was removed azeotropically on a rotary evaporator. After repeating this procedure (× 4), crude N-allyl glycine hydrochloride 12 was obtained as a white solid (21 g, 83%), which was used for the next reaction without purification.
A solution of N-allyl glycine hydrochloride 12 (3.00 g, 20 mmol) in methanol (130 mL) was treated with triethylamine (5.60 mL, 40 mmol) and paraformaldehyde (2.40 g, 80 mmol).
After stirring at 50 °C for 3 h, t-butyl isocyanide 5 (1.50 mL, 13 mmol) was added. The solution was stirred at 50 °C for 2 h, and then concentrated under reduced pressure. The resulting residue was dissolved in ethyl acetate and water, and separated aqueous layer was extracted with ethyl acetate. The combined organic extracts were washed with brine, dried (Na 2 SO 4 ) and concentrated to afford the residue (2.9 g), which was purified by silica gel chromatography (AcOEt/hexane 1:2) to provide 13 (2.56 g, 79%) as a pale yellow oil.
IR (NaCl): 3333, 3080, 2965 (NaCl): 3333, 3080, , 1745 (NaCl): 3333, 3080, , 1679 (NaCl): 3333, 3080, , 1520 (NaCl): 3333, 3080, , 1455 (NaCl): 3333, 3080, , 1204 5, 50.3, 51.6, 55.0, 57.8, 58.9, 118.6, 133.9, 169.6, 171.4 and water, and the separated aqueous layer was extracted with ethyl acetate. The combined organic extracts were washed with brine, dried (Na 2 SO 4 ) and concentrated to afford the residue (367 mg), which was purified by silica gel chromatography (AcOEt/hexane 2:1 followed by 4:1) to afford 16 (176 mg, 54% in 2 steps). 
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X : parts per Million : Proton 4.1 4.0 3.9 3.8 3.7 3.6 3.5 3.4 3.3 3.2 3.1 3.0 2.9 2.8 2.7 2.6 2.5 2.4 2.3 2.2 2.1 2.0 1.9 1.8 1.7 1.6 1.5 1.4 1. 
